وطبقت مر تة OF‏ علي ادة الخام النقية وأ 


la ions during hajj 1 


Sezon 5 H) ) containing certain cephalosporins 


Abstract 


1o evaluate the e of pharmaceutical f formulations containing 


. 


system emai there, 


nervOUuS 


All chemicals and reagents used W ere of analytical grade and al 


solutions were ‘êpared in double distilled water. 


A freshly prepared Sx10 M aqueous solution ¢ of methyl red and 


rose Bengal Was repared by issolvin, appropriate weight i in warm 
water. Buffer ' solutio [19| aT i 


nydrogen a pihet hd different ıt volume 0 0 1M HCI was diluted to 


2 


Pharmac eu tical In dus tries, Ras A1-Khaimah U. : A.E.) Co 1 taining 250 


500, 1000 and 2000 me cefotaxime sodium per vial, zinnat vials 
(Glaxo Wellcome, . Egypt) containing 263 me, equivalent to 250 mg 


cefuroxime and rocephen vials .(EIPICO, ` EgypD containing 


ceftriaxone disodium ۰ quivalent to 1 0 8 ceftriaxone per vial, 
rocephen vials (Roche, F. offmann- La-Roche Ltd, Basel) containing 
ceftriaxoniê disodium equivalent 1o to 500, and 1000 mg ceftriaxone per 


vial were used. 


2.2 ermen 


(concentration 
flask. Add 3.0 ا‎ 
red and rose se bene 8 1 r x 107 


the absorbance a at 52 Û and 360 


respectively, against 3 reagent b blank prepared ii in a similar manner. 


The examined ٤ rug concen ration was read from a standard 


calibration curve repared with the same manner under identical 


conditions withot 1 ti ıe examined drug. ا ا‎ 


2.4. Procedure, for It sS 


The contents of each vial was transferred i into  sêparate 500-ml 


calibrated | flask And 1d made Up to volume with ۷ water. ) Suitable 0ھ‎ 


water. The assay y was e described aböve under general 


procedure. The recovery of 2 i was computed from the 


corres onding rê egression qt tion. ا‎ yS. : 


2.3. Stoichiome ric relali ionship SoS 


Jobs method of continuous variation was s employed: a 5 x10” M 


standard solution of drug (cefotaxime sodium, cefuroxime sodium and 
١ 107 M solution of reagent (methyl red and 
We! 08 € solution were prepared i in which the 
otal volume e of drug: an reagent was k kept at 2 0 ml. The reagents were 
mixed in Various proportions a and diluted to volume i in a 10 ml calibrated 


flask with the 


ppropriate solvent following the above mentioned 


procedures. 


3. Results and û discussion 


e reagent blank showed a negligible‏ ا 


conditions, ا‎ COTE 


-pair complexation reaction of reagents ) 


absorbance. Invest UğallOns wefte carried ( uf to establish the most 
favourable conditions for ion 


(methyl red and TrOSê Bengal) with the studied drugs to achieve 


maximum colour development heir determination. The influence of 


some variables the rea tio! hi been t tested as : follows. 


3.1. Effect c 0 pH 


In order er to establish the optimum b buffer media, 1, different buffers 


volume of1 10 ml 1. 


3.2. Effect oj re reagent concentration ا‎ e 


The influence of reag: r (ethyl red and fose Bengal) 


concentration on ) ¢ ce of t the i ion-pair is $ investigated. Net 


absorbance increases wifi reagent concentration and the optimum 


values are obtained for the concentrations t between 5. 0 x 10 and 4.0 x 


10 M, respectively. 1 inéréasê ii in reagent concentration causes a 


decrease i in 1 abso bance bı a increase in n the absorbance of the 


the e general pean sine the ; results a arê e highly concordant at this ) 


3.3. Effect oft rime and ee ا‎ 


Regression plots sf ow d that there 1 Was a 1 lineat dependence of 


. absorbance on concentration o Ver 1 the Beer’ s law 1 ranges. The optimum 


analysis, Rint Jon 
(Table 1). 
The: reproducibility of the proposed procedure was determined 


by analyzing ten replicat samples of each d drug (40 ug ml '). The 


relative standard ¢ ۷ 2 lor 5< 1 err ror obtained ã are given in 
mol E 


The performance of the proposed procedure was: ` assessed by 


calculation of the t- (fo acêuracy) nd F (for preci ision) values 


compared. with the official methods [20]. Mean values W were ¢ obtained i in 


a - 2 


1 1 iji The 


deviation 8 the‏ ا 


is the standard rrOr of ك‎ sis the. slope of the 


standard curve e andi K is the constant t related t to othe confidence interval 
[22]. The calculated values for detection an and | quantitation limits were 


recorded ii | Table 1) 


On Oi thé Very: obtain i with thé proposed method 
with the purity of the e examined drugs as dê etermined according to the 


official method 20] showed that a high accuracy of the present 


method. The f broposêd method is $ simpler Tepid e and more sensitive 


2. cefotaxime sodium, efuroximê + sodium and cefiriaxone disodium 
(20), talc (60), sucrose 0) starch (40, gelatin (60), 1 lactose (G0) and 


magnesium stearate (50). ا‎ 


3. cefotaximê sodium, cefuroxime sodium and ceftriaxone disodium 


(20), talc (40), suerose G 5), stareh h (60), gelatin 60), ‘lactose (35) and 


magnesium. stearate (60). ا‎ 


A Suitable dmoüunt of each 1 synthetic 1 mixture was analyzed by 
following the. general. procedure described: earlier. The percentage 


recovery was found to be in the range of 98 9 — 100 & with RSD 


values > 1.25 for five replicates. Moreover, there i is no interference 


from the decarbanylated e results from | thermal and 


hydrolytic tr treatment. sS E ا‎ 


3.7. Analytical applicati ion e 


The proposed. procedure was further applied t to the analysis of 


certain dosage ` fo 


1S during hai sezon (1425 H) containing 
cefotaxime sodium cefuroxime  SOdiur mî and cefîriaxone disodium 


under consideration The reel in Table 3 are in ‘accordance with 


those obtained by the official methods [ [20]. ۰ 
Statistical analysis [21 221 of the results using Student t- test 


and the variance ‘ratio Fo est showed no ` significant difference 


between the performan of the proposed and official methods as 


regards tO accuracy i and | precision. 


4. Co nclusion 


with re gard 1 ٠ 


methods on dosage forms use duri during 8 زز‎ 8 sezon ٩ (1425 BH), indicated 


that some of dosage forms jose its activity 1 for different reasons by 3.0 


to 10% and the lo losin, 18 ıs proportional w with data of f production. 
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Table 1: Quantitative parameters for the proposed procedure 


Parameter Methyl red Rose bengalCongo red 


1 H1 II1 I 11 
521 50 522 566 567 
. 2.0-64.0 . 2.0-68.0 2.0-59.0 2.0-20 2 0 -60. 


.. 3.5-60.0 40-65.00 4,08 30 -5 70 


pH 
Amax 
Beer 


2 


Ss conc. range ug ml 1 


Detection limit / ıg ml" a 
‘Quantification limit /ug ml’ ا‎ 
Molar absorptivity / Lmot! cm 


Sandell sensitivity /ng cm” 


Variance r ratio F-test 16 05 ٤ ) 


۹ A= at bC, where C 1s the concentration i in ug mI" 


° Values in parentheses are the theoretical values for t- and F- values at 95% 
confidence limits and five degrees of freedom. 


14 


SS Stoichiometric ratio 


Table 2: Bvaluatioı of accuracy 7 tid precision of proposed 
method compared. with hat of the official onê 6 [20]. 


Drug 


“Confidence 
ا‎ Limits 
0. 2 1 505 4+ 0 080 
).03 45 ± 0 
0.020 9.90 ± 0.060 
! 33 12 40 + 0.095 
0.042 15.15 ± 0.0 
0.046 17.60± 0.5 
0.020 3.03 ± 0.060 
012 595 ± 3 
0033 890 ± 5 
0.024 12.10 ± 00 
0.037 15.10 ± 0 
.029 17.85 ± 0 
0.140 19.85 ± 5 
۰0.012 4.03 ± 5 
0.027. 8.05 ± 0 
20. 11.90 ± 60 
.033 15.90 ± 5 
.024 20.15 ± 0 
0.037 24.20 ± 0 
.016 . 27.85 ± 0 


I1 


Mean e 
° Average of SIX determinations 


Table 3: Determination of cefotaxime ‘ sodium (D), cê 0 sodium (I1) 


disodium | GID i in pharmaceutical preparations 


9.90 2 075 
19.90 + 0.99 


` 2484 1 


30.25 ± 1.03 
35.20 £1.17 
40.25 ± 1.4 


4.85 ± 0.64 
14.85 ± 0.41 
24.65 ± 8 
34.90 +± 1.07 
45.10 £1.13 


54.60 + 0.78 


7.15 ± 0.54 
22.05 ±6 
37.00 ± 0.96 
51.60 £1.11 
59.15 ± 0.99 


4.75 ±+ 0.47 
12.20 ± 0.67 
19.65 ± 0.0 
26.70 ± 0.87 
34.60 ± 0.92 
42.00 + 1.0] 


9.60 ± 0.97 
19.50 + 0.79 
29.40 ± 1.13 
39.25 ± 1.05 
49.20 ± 0.6 
59.00 ± 1.09 


14.50 ± 0.6 


34.65 + 0.43 
44500.60 
. 5445 £ 0.44 


14550.98 


Pharmaceutical 1 E 
Formulation 


Zat O50 mE oF 10 


4752032 
14.70 ± 0.5 
24.65 ± 0.57 


Claforan (500 mg ofD 5.0 


221508 
37.00 ± 0.92 
70 + 1.08 


Claforan (500 mg of D 


٤ 4 4 75 +0.58 

+ 0.5 5 12.30 6 
19.708 
26.65 2 
34.55 3 
5 41.90 ± 0.1 


Primocef (500 mg ofD 


0.69 ± 19.65 - 93 0 + 60 .19 
29.6018 .¥1.01 2 29.50 
1.12 39.40 ` ا 10 .1 + 30 
1 ± 49.30 ` 90 90 ±0 25 .49 


Primocef (1000 mg of D 


21.90 ± 0.96 
29.30 ± 1.5 
31.75 ± 1.22 
44.00 +1.0 
51.40 ± 1.3 


19.25 ± 125 
26.75 +1.2 
34.35 ± 0.7 
41.50 + 1.63 
48.75 ± 1.37 
56.55 ±+ 1.71 


14.50 £1.11 
24.40 ± 1.21 
34.30 ± 9 
44.30 £ 1.5 
54.15 £ 1.20 
64.05 + 0.87 


` 41.65 5 
48.80 ± 1.05 
` 56.70 ±6 


Rocephen 
(1000 mg of IID) 


Rocephen 
(1000 mg of II1) 


TI Ef ) bs orbané: ni ê 0َ 0 f 
5 Apa irs formed us ing rose eb 6 nal W ith 0 r 9 


